rOCT P 50568.3—93
(MCO/P 1595—70)

FOCYJAPCTBEHHbBIA CTAHIAPT POCCHACKOR ®ENEPAIHH

MOYEBHHA (KAPBAMHJ) TEXHUYECKAS.

OnpezneneHue coaepxaHus Keaesa.
doToMeTpPHYECKHA MeTOA C mNpHMeHeHHeM 2,2’ -GUNHpHAMAA

Urea for industrial use.
Determination of iron content.
Photometric method with use of 2,2’-bipyridyl

Jara sseaenna 1994—07—01

1 OBJIACTb NPHMEHEHHS

Hacroamuji cTanzapr ycraHaBiuBaeT (OTOMETPHYECKHA METOL €
ucnosb3oBanueM 2,2'-GUNHPHAMWIA AJs ONpelEJEHHs <COAepXMaHHsA
XKeJie3a B MoueBHHe (kapbaMmuie), ec/iH ero MacCoBasi J0Jis MpPEBHIla-
et uin paBHa 0,00005 %.

HonosHurenbHble Tpe(OBaHHsA, OTpaXKaloliiHe NOTPeGHOCTH HApOR-
HOTO X03sICTBA, BHIACJAEHH KYPCHBOM.

2 HOPMATHBHBIE CCHUIKH

B HAaCTOfLUEM CTaHJapTe HCMNOJb30BAaHH CCHUJIKH Ha <CleAylouine
CTaHRAPTH:

T'OCT 1770—74 Ilocyna mepHas aaGopaTopHas CrekasHHas, Hu-
JIHHADH, MEH3YDKH, KOJOH, npoOHpkH. TexHH4eCKHe yCJAOBHSA

T'OCT 2081—92 KapG6amua. TexnHueckue yCjaoBHS

TOCT 3117—78 AMMOHHIT YKCYCHOKHCJHN. TeXxHHYecCKHe yCJIOBHA

I'OCT 3118—77 Kucsora consnasn. TexHuueckue yCjloOBHS

T'OCT 4208—72 Coap 3aKHCH JKeJe3a H aMMOHHS JBOHHas CepHO-
Kuc/aas (coap Mopa). TexHuueckne yCJOBHSA

T'OCT 4223—75 Kanuii cepHOKHCHNH KucaAui. TexHuueckHe ycao-
BHSA

I'OCT 5456—79 I'mapokcuinaMuHa ruapoxJopua. TexnuueckHe yc-
JNOBUS

H3panne odunHasbHoe
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TOCT 6709—72 Bopma aucrunnupoBanHasi, TeXHHYeCKHe ycCJIOBHA
TOCT 7328—82 Mepe Macch obluiero HasHayeHHs u o6pa3uoBbie
TexHHuecKHe yCJAOBHA

3 CYLLHOCTb METOJA

Metox OCHOBaH Ha NPOKaJHBaHHH BelleCTBa INpU TeMIepatype
800°C, naaBjeHun ocafka ¢ NOGABKOW Ge3BOJHOrO KHUCJOrO CEPHOKHC-
JIOr0 KaJlHsl, DaCTBOPEHHH B COJISHONH KHCJIOTe, BOCCTAHOBJIEHHH TPex-
BAJIEHTHOTO 3KeJjie3a ¢ IIOMOIUbIO THAPOXJOPHAA TFHADPOKCHIaMHHA ¢
nocieAywouiuM o6pasOBaHHeM KOMILIEKCa ABYXBAJIEHTHOro xejesa ¢
2,2’-6unupuanIOM B NpUCYTCTBHH OydepHoro pactBopa (pH 4,5—6)
H QOTOMETPHPOBAHHEM OKPAHIEHHOTO PacTBOpPa NPH AJHHE BOJAHBL
522 um

4 OTBOP NPOB
Or6op npo6 — na I'OCT 2081.

5 PEAKTHBbI

Bosa aucruanuposannas no 'OCT 6709 wiau BoA3 3KBHBaJIEHTHOH
YHCTOTHL.

Kannii cepHOKHCAME Kueablit 6e3Boguui no FOCT 4223.

Kucnora consinas no 'OCT 3118, pactBop KOHHEHTPalny NPHOAH-
sureabno ¢ (HCI) =1 moab/am?® (1 H.).

TuapoxkcunaMuna ruapoxiopun no I'OCT 5456, pacTBop KOHIEHT-
palgm 100 r/am®

actopsor 10,00 r ruapokcunamuua ruapoxJopuga (NH;OH.
HCI1) B Bose u pasGasasior ao 100 cm®.

Ammonnii ykcycHokucapii no 'OCT 3117, pacTBOp KOHUEHTPaUHH
300 r/am3®. Pacmsopsior 30,00 r  yKCYCHOKHCJIOro aMMOHHS
(CH3GOONH,) B Boge u pas6asasioT o 100 cm® BozOA.

2,2’-6unupuan, pactBop KoHUeHTpauuu 10 r/AM® B coJsHOM KHC-
JoTe,

Pacrsopsitor 1,0000 r 2,2"-6unupuauaa B 10 cM® pacteBopa coJisiHOH
KHCJIOTH H pa36aBasior A0 100 cM3 BoaOH.

Contb 3aKHCH XKejie3a ¥ aMMOHHs ABOWHAs CepHOKHCIas (conp Mo-
pa) no I'OCT 4208. dranoHHHII PacTBOP ¢ COJepXKaHHeM XKeJesa
2,00 r/om3.

7,022 r conn Mopa FeSO, (NH,4)2SO,-6H;0 nmomemaior B craxaH,
nob6asasior 50 cM3 pacTBOpa CEPHOH  KHCJOTH  KOHUEHTpPaIHH
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100 r/AM* u MepeHOCAT KOJHUCTBEHHO B MEPHYIQ K06y BMECTHMOCTHIO
500 cM3, LOBOAAT BOAOH A0 METKH W nepeMelunBaloT.

1 cM3 sTasonnoro pacrsopa cofepur 2,00 mr xesesa.

SraJoHRBI pacTBOp c cofepKaHHeM xkenesa 0,20 r/am®.

50,0 c¢M® 3TaNOHHOrO pacTBOpa C cojepxaHHeM kenesa 2,00 r/am?
nepeHoCAT B MepHYylO Koab6y BmecTHMocThi0 500 cm®,  po6aBasioT
5 cM® pacTBopa CepHOI KHCJIOTH KOHueHTpauud 100 r/am® u pasbas-
JSI0T BOJAOH A0 METKH.

1 cm® 3TOrO 3TaNOHHOrO pacmBopa codepxut 0,20 Mr keJnesa.

PacTBop roToBsiT HENOCPEACTBEHHO Nepel HCNOJb30BaHHEM.

DtaOHHBI pacTBoOp c colepKanueM xenaesa 0,010 r/amd.

50,00 cM® 3Ta/JIOHHOTO pacTBopa ¢ coaepKaHHeM xkesesda 0,20 r/am?
nepeHocaT B MepHylo KoJO6y BMmecTHMocTbio 1000 cM® u pasGaBasior
00 METKH.

1 ¢M® sTOro 3TajoHHOro pactBopa cojaepxut 0,010 Mr xenesa.

PacTBOp roTOBST HENOCPEACTBEHHO Nepel HCIOJIb30BaHHEM.

6 ATIMAPATYPA

Obniynasg nabopaTopHas anmapatypa H

T110CKOAOHHDBI NJAATHHOBHIH THreJb OKoJo 50 MM AHaMerpoM H
25 MM BBICOTO#.

CnextTpodoroMerp Hin HOTO3EKTPOKOJOPHMETP.

KioBeTnl TOALIHHON c0s 10 MM,

Becn naGopatopHpie obuiero HasHauenus THna BJIP-200 u ruma
BJIP-1000.

Ha6op rupp I'-2—210 u I-3—1110 no 'OCT 7328.

Koabu 1(2)—1000—2, 1(2)—500—2, 1(2)—100—2, 1(2)—50—

2 mo IT'OCT 1770.
[MuneTkH BMecTUMOCTDIO [, 2 © 5 cM3.
BiopeTka BmMecTHMOCTbIO 50 M3,

7 ONPEREJNEHHE

7.1 Bapemusatot (100-£0,1) r xap6amuaa.

72 KOHTPOJAbBHBH ONKT

TNapanye/bHO MPOBOAAT KOHTPOJBHEIA ONHT IO TOH XKe METOAHKE
H ¢ TeMH Xe KOJIHUECTBAMH DEaKTHBOB, YTO U HDH ONpeJe/CHHH.

7.3 IlocTpoeHnHe rpaAyHpPOBOYHOro rpadpuka

7.3.1. IIpuzorosaerue pacreopos cpasuerus A8 GOTOMETPUYECKUL
u3IMeperui

B 11 mepHBIX X0A6 pMecTHMOCTbIO 100 cM® HepeHoCAT COOTBETCT-
By1OlHe 00bEMBl 3TAJOHHOrO PacTBOpa xeJse3a, yKka3aHnbe B TabAHIe.
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B kaxayio Koaly AO6aBASIOT KOJHYECTBO BOABI, HEOOXOAHMOe AJISE
TOro, uToGE A0BeCTH oGbeMm Ao 50 cM3, 3aTem yo6aBasoT 2 cM® pacr-
BOpa COJNSAHOM KUCJIOTH # 2 cM® pacTBOpa THIPOXJOPHAA THADOKCHJI-
aMHHa, nepeMeIlHBas Mocjae Kaxjaoro go6aBieHds. OCTaBASIIOT KOJOh
B MOKOe B T€UYeHHe b MHH, 3aTem A06aBJIAOT 5 cM® pacTBOpa YKCYCHO-
Kucjoro aMMoHHs H 1 cM® pactBopa 2,2’-6unupunuia. Pas6aBasior Ao
METKH, TIATEJNbHO NEPEMEIHBAalOT H OCTaBJAIT B NMOKOe Ha 10 MHH.

Ta6auna
3 H CTB .
ou::ﬂ:g‘w*ﬂ:;:sga o,Olgpr'/;ug?E:\f' Macea xenesa, MKr
o a
5,0 50
100 {100
15,0 150
20.0 200
25,0 1250
30.0 300
35,0 350
40,0 400
450 450
50,0 500

* KoMBeHCHPYIOWHA pacTBaop

7.3.2 doTomeTpHUECKOE H3MEDEHHE

Iposoasit ¢oTOMeTpHUeCKHe H3MeDeHHs Ha <CHeKTpodoTroMeTpe
NpH AJHHE BOAHH 522 HM HJH POTO3/1EKTPOKOJOPHMETpe ¢ COOTBETCT-
BYIOIIUM CBETOQHJILTPOM, YCTAHOBHB NpHOOP Ha HyleBOe MONIOHIEHHE
TO KOMIEHCHPYIOLIEMY PacCTBOpY.

CrposaT rpaduk, oTKJajbBasA HO OcH abCcLHcC COfepKaHHE XKele3a
B MHKporpammax Ha 100 cM?® KoJOpHMeTpPHDyeMOro pacrBopa, a Mo
OCH OpJAMHAT — COOQTBETCTBYIOLLlee 3HAYEHHE MOTrJIOIIEeHHUS.

74 IlpoBemeHHe aHaNH3a

HaI‘DeBalOT THreJib Hajx HEﬁOJ]bIIlHM nJaMeHeM H IIOMellaloT B HEro
4acTb NPOGH.

Tocae pacnaasieHdsi A00aBJISAIOT HeOOJbUIHMH NOPLHAMH OCTaB-
Wwyiocss 4actb npobbl, OXHAas MOc/Je KaxHoro Ao0aBJeHHs paclias-
JeHHsl MPOAYKTa.

Tlocnie moJyueHHs TBePAQiH CePOil MacCh NMOMEULaloT THredb, <€O-
AepalHil BellecTBO, B 3JCKTPHUECKYl0 Nedp [pH  TeMiepaType
300°C. INocrenenno noBhlas TeMnepatypy o 800°C, mpomoaxaior
HarpeBaTh A0 NOJHOIO NPOKAJIMBaHHS OoCalika. MaBieKawor THreas H3
neun u oxJaxiaalor ero. JJobapasior 8 rtureap (13:0,01) r xucaoro
CepPHOKHCJOro KaJHg M PacmiaBisioT Haj IiaMeHeM. BhiepXHBalor
njas B TeueHHe 10 MHH M 3aTeM oXJaxnalor. PacTBopsior naas, cjer-
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Ka nojorpesas, B 2 cM® pacTBOpa coJNsHOH KucaoTthl u 10 cm® BOmHL
IlonyueHHBI PacTBOD IOMEILAIOT B MEPHYI KO0y  BMECTHMOCTBIO
50 cm3, npu HEOOXOAMMOCTH OT(HHIBTPOBEIBAs, Pa3baBAAOT A0 METKH
H TepeMeLIHBaIOT.

IMepenocar B MepHyI0 KoAGy BMecTHMOCTbi0 100 cM® aJHKBOTHYIO
4aCTb aHAJU3HUPYyeMOro pacTBopa, cojepxxamyr 50—500 mxr Fe.

IIpu neoGxoaumoctu pasbaBasior jo 50 cM® H IOCJAEAOBATENbHO
N00aBJsIOT, NEpeMeliuBas nocjie Kaxaoro Ao6aBieHus, 2 ¢M® pacTBoO-
pa coasHofl KHCJIOTH M 2 cM® pacTBOpa THAPOXJOPHAA THAPOKCHJI-
amupa. OcTaBig0T B NOKoe Ha 5 MuH, 3areM AolaBasgioT 5 cMm® pacr-
BOpa YKCYCHOKHCJIOro aMMOHHa u 1 cM® pactsopa.2,2’-6unupuania.
Pa36aBasioT 10 MeTKH, NEPEeMEUIHBAIOT W OCTAaBJSIOT B MOKOE Ha
10 muH.

TpoBoxsaT ¢oTOMeTpHUECKHE H3MeDPEHHs aHATH3HPYEMOro pacTBopa
¥ pacTBOpPa KOHTPOJIBHOTO OMNHBITa, CJEAYs MEeTOAHKe aHa/H3a, NpHBe-
NleHHOH B 7.3.2, mpeABapUTEJbHO OTPEryJHPOBaB NPHOOp Ha HYyJeBoe
TIOTJIOLLlEHHE MO OTHOILEHHIO K BOAE.

8 OBPABOTKA PE3VYJIbTATOB

Tlo rpanyupoBoutoMy rpaduky ONPeAeNsIOT MacCy Kejesa, COOT-
BETCTBYIOLLYIO Pe3yJbTaTy (POTOMETPHYECKHX H3MepeHHH.
MaccoByo 0410 XKeNela B NPOLEHTax BHYUCAAIOT no dopmyae
(my—my)-D-100
my

The My — Macca XeJse3a, HafiieHHasg B aJHKBOTe aHaJIH3HPyeMOro
pacTBOpa, T;
ms; — Macca XeJje3a, HaiileHHass B COOTBETCTBYIOIIEH aJHKBOTE
pacTBOpa KOHTPOJBHOIO OMbITA, I
D — oTHOmeHHe o6beMa aHAJAH3HPYEMOTO PacTBOpa K o6beMy
aJINKBOTHI, B3SITOH AJi1a aHaJH3a;
mgy— Macca HaBecKH kap6aMuaa, r.
3a pe3ysbTar aHOAU3A NPUHUMAIOT CDeOHee apupmeTuieckoe pe-
Byabraros 08yx napaisessrbix onpedesenuil, abCoOAtOTHOe 3HAwEHUB
Mexndy KoTOpuiMu He npesbiuiaer donyckaemoe pacxoxdenue, pasnog
0,00003 % npu codepacanuu xearesa or 0,00005 do 0,00015 %.
Honycraemas OTHOCUTEAbHAS CYMMAPHAR NOZPEWHOCTL Pe3yrsTa-
ra anasusa =30 % npu dosepuressvrotl eepoarrocry P=0,95,

YAK 661.717.5.001.4:006.354 J19

KmoueBhie cioBa: MOueBHHA, XMMHUECKH aHaJAH3, ONpelelieH#e c¢oO-
JepxaHus, xejeso, hoToMeTpHA
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